run the solutions were |
carded and the cells and ¢

Net Counting Rate plate lass (O[L\ were
Al gister Counts Min. thoroughly  with  xvlene |
et e, Bac i Ratio “End of run lowed by acetone. They w
Minutes , ground B4 - 1B then dried.  No differe
X R . 198 1 u3 . 170 within experimental error
120 : S 1 e3i 8t os 81 o found when the cells, holi
N N and sample positions w

Data from 32-Hour Run Showing Drop in Counting Rate interchanged.

Table III. Sample of Data for Sample Pairs 1 and 5 from Table 1

Tin Counting Rate
fter _ Regster Counts “Mia.
Start RESULTS AND DISCUSSI

1 min.
10 min, 8

4 hr. 3
16 hr. 3
32 hr. 81.6

Tables T and II show
precision obtained when
rati f activity
e ot X 125 = ot gt tio of the activity ab

background of two ben

s Extimated from short counts at beginning and end of 2-hour run.
. acid samples was determig

ing removes the voltage from the phototube when the door ables I and IT were calculated. The shorter counting in

is opened. The scaler section of the counter was unchanged vals gave ratios which deviated somewhat less from the
except for the mounting of the three registers on the front panel .

culated value and from the mean. The superiority of short ¢

and the inclusion of a scaling factor switch. The sealing factor N N
switch allows the selection of the factor which stores the maxi- intervals is a rough measure of the value of the alternating
mum number of counts on the registers without exceeding their ture of the instrument. The counting efficiency for carbo

epeed limitations. (Figure 2 shows the aseembled system.) for the results in the tables was approximately 3.
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15 ml. of this solution. Stock solution 1I was néut:uned by dissolv- e : o R T BT
ing 20 mg. (20 uc.) of bpnzow-a—carbonfu acid in 1 liter of stock H ng Watts . ies  1osa
solution 1. Stock solution I1I was obtained by mixing equal vol- \‘:l:ﬁ?'(l){.}?";n:m‘ ?I:emnbic ';(;'d'f’” ies 11, 38 (1933).
umes of solution I and solution I1. ;I‘hus. all tllnree sté)ck solutions * Rasen. V. F.. and ‘RQI-)D G. A ANAL
ntained the same concentration of terphenyl, but different con- labh Ine <ton. Ma S "
.trations of labeled benzoic acid. Fifteen milliliters of solution Tracerlab. Inc.. Boston, Mass., Tracerlog, No. 39 (April 18
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obtain a pair of cells with 2 to 1 ratio of activities. After each Energy Commission at Oak Ridge National Laboratory, Oak F

Report on Recommended Specifications for Microchemical Apparatus
Alkoxyl

I;\' PREVIOUS reports (1, 9, 13-17) of the Committee on 3022 MM
Microchemical Apparatus, recommended specifications were r#
published for pieces of apparatus which were either the most =
‘widely used for the work in question, or shown to be an improve- \
ment over the more widely used apparatus through tests made GLAZED
by the members of the committee and other cooperating chemists.
In this report specifications are suggested for the semimicro F14/s20
alkoxyl apparatus, which has been selected on the basis of being \ :
the most widely used.

Recommended specifications for an apparatus for the de-
termination of alkoxyl groups were delayed until a collaborative
study (10, 11, 18) of methods for thi determination had been
conducted by the Association of Official Agricultural Chemists.
In this study, compounds representing ethyl and methyl esters
and cthers were submitted to practicing microchemists, who had
expressed their willingness to cooperate. These individuals

ked to analyze the samples by whatever methods they

ing in their own laboratories and to furnish detailed in-

o ormation on the procedure and spparatus. Where enough

collaborators used a particular procedure or apparatus to permit

the results to be treated statistically, calculations were made to

determine which of these or their variations appeared to give the @ FLASK — CAPACITY OF
best accuracy and/or precision. BULB 50 ML APPROX

720.75 MM,

1321.5MM.

48:2




Report Prepared by

Committee on Microchemical Apparatus, Division of Analytical Chemistry, AMERICAN CHEMICAL SOCIETY

AL STEYERMARK, Chairman, Hoffmann-La Roche Inc., Nutley, N. J.
H. K. ALBER, Arthur H. Thomas Co., Philadelphia, Pa.

V. A. ALUISE, Experiment Station, Hercules Powder Co., Wilmington, Del.
E. W. D. HUFFMAN, Huffman Microanalytical Laboratories, Wheatridge, Colo.

£. L. JOLLEY, Corning Glass Works, Corning, N. Y.

J. A. KUCK, College of the City of N2w York, New York, N. Y., and American Cyanamid Co., Stamford, Conn.

J.J. MORAN, Kimble Glass Co., Vineland, N. J.

C.L. OGG, Eastern Utilization Research Branch, Agricultural Research Service,

U. 5. Department of Agriculture, Philadelphia, Pa.

(See page 114 for @)
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In general, the Clark appa-
ratus (2-5) has been con-
sidered to be suitable for
semimicro work, or where
relatively large amounts of
material must be taken in
order to analyze for small
percentages of alkoxyl groups.
The results of the above
studies indicated that the
Clark apparatus is widely
used and that it represents
a model with which a large
variety of compounds can
be successfully analyzed on
the micro, as well. as the
semimicro, scale.

In the studies'made by the
Association of Official Agri-
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ASSEMBLY , VOLUME TRIC

ASSEMBLY , GRAVIME TRIC

“ cultura] Chemists, only the volumetric procedure was used. Itis
el known, however, that relizble results can be obtained gravi-
wetrically (6-8, 12). Therefore, the Committee on Microchem-
ical Apparatus recommends specifications for a Clark-type ap-
pantus, illustrated in the figures, which can be used for either
prwedure.  For the volumetric procedure, the apparatus consists
o the resction flask with side arm (D), condenser with scrubber

. inlet tube ®), spiral ®, and volumetric receiver ® and is |

down asembled. For the gravimetric procedure, the spiral
& and volumetric receiver (5) are replaced by gravimetrie re-
eeiver (8, and this is also shown assembled.

The dimensions for the side arm of the flask @ were arrived
atafter a number of experiments., Capillary tubes, with and
without bulbs, were unsatisfactory because of condensation
i the tube. The recommended length of the side arm is neces-
8V 10 minimize contact of acid with the gas connection,

The condenser with serubber (2 has an enlarged seetion be-
Wween the two parts to prevent suck-back of liquid from scrubber
210 condenser at the end of a determination. Several types of
oertbbers were tested, including one constructed of two compart-
Beats connected hy g capillary tube, The one selected operated

e efficiently than sl others tried,

E The section between the serubber and the inlet tube ® was
“l_lmni to prevent liquid being carried into the receiver,
Use of the spiral (£ in the receiver ®is optional in the volu-

115

metric procedure. Extensive tests have shown that equally
good results are obtained without the spiral.

This apparatus was used in the collaborative study conducted
by the Association of Official Agricultural Chemi this vear
(17), and good results were obtained by the I3~collaborating
microanalysts who reported a total of 108 determinations on
four samples [benzocaine (ethyl p-aminobenz ite), p-cthox:
benzoic acid, methyl p-aminnh(-nzuate, and vanillin (4-h;
3-methoxybenzaldehyde)].

Alkoxyl apparatus of smaller dimensions than the one recom-
mended has been described for the microdetermination of
alko: groups (6-8, 12). The committee has considered these,
but believes that further investigation is needed before any
recommendations can be made.,
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X-Ray Diffraction Patterns of Phenols—Correction

In the article on “N-Ray Diffraction Patterns of Phenol
[Hofer, L. J. E.. and Peebles, W, C., Avar, Cuex. 27, 1852
(1955} on page 1836 in Table 11 the heading of the second eol-
umn for 2.4-Dimethy l-6-isobornviphenol should be I/1,.
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